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This invention is a novel metallurgical process, 
which may be and preferably is continuous in 
practical operation, for re?ning and reducing 
tantalum and columbium from their concen 
trates. Besides being available either for batch 
operations or the preferable continuous produc 
tion, there are several aspects to the invention 
and, process in that certain of the disclosed steps 
or other features may be usefully available for 
the re?ning or production of tantalum from 
starting materials or concentrates free of colum 
bium, or secondly, for the production of colum 
bium from materials free of tantalum; while 
thirdly, the invention presents its greatest utility 
in the industrial production of both tantalum and. 
columbium from concentrates or other combina 
tions which contain both of these metallic ele 
ments, as is very frequently the case with min 
erals containing at least one thereof. , 
In any of such cases the process hereof may 

commence with concentrated mixtures needing 
pre-re?ning or preliminary puri?cation, in which 
case the invention includes such puri?cation 
steps, yielding substantially pure products con 
sisting of compounds of tantalum and/or colum 
bium. As far as known to this applicant the in 
dustrial production, including re?ning, reduc 
tion and/or separation of the metals tantalum 
and columbium has not been fully developed; 
and a number of previous attempts have been 
such as to be available only for the batch system 
of procedure, and no attempted methods have 
been well adapted to the continuous system avail 
able for industrial production. The objects and 
advantages of the present invention will be 
pointed out in the hereinafter following descrip 
tion of selected embodiments of the invention 
or will be understood by those conversant with 
the subject. The invention consists in the process 
of re?ning and reducing tantalum and/or col 
umbium from their concentrates, or from com 
binations containing one or both of said metals, 
and consists further in the various stages or 
steps of procedure, reactions and agents em-‘ 
ployed therefor, and other features as will be 
pointed out in the claims appended to the de 
scription. 

Speci?cally the invention consists in the de 
scribed method and steps for the stages of the 
re?ning and reducing of tantalum and/ or colum 
bium, and more especially of a starting combina 
tion or concentrate containing both thereof. In 
the last mentioned aspect the invention may be 
described as the process of treating combinations 
or concentrates which contain oxides of both tan 
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talumand columbium, treated in powdery form, 
for the recovery of both of such metals (preferably 
separately) and comprising the re?ning stage and 
the following steps performed thereafter, namely 
(1) reducing the tantalum and columbium com 
pounds in a substantially inert atmosphere by 
reaction with a saline hydride (such as calcium 
hydride and others-to be mentioned) in the pres 
ence of a powdery light metal (such as aluminium, 
magnesium, calcium, lithium, etc. combinable 
exothermically with oxygen) thereby yielding a 
mixture of tantalum and columbium in powdery 
metal form, and (2) then separating the two 
metals from each other unless it be desired in 
any particular case to retain the metals in mix 
ture for the purpose of modifying the propor 
tions thereof in preparation for other practical 
uses, such as the formation of tantalum-colum 
bium compounds or alloy ingredients. The term 
powdery is intended to include from ?aky or 
shaving size down to very ?ne subdivision or 
pulverization.‘ 
When the full embodiment of the invention or 

process carries to the point of separating the-two 
* metals from each other this may be done in var 

ious ways or submethods, such as one or another 
of the following operations: (a) disperse the mix 
ture in a vehicle or bath of molten sodium tetra 
borate, maintained at about 800° (all references 
to temperature herein are by the centigrade sys 
tem) and there allowing the tantalum to precipi 
tate, which it does relatively rapidly, while the 
columbium remains in dispersion or partial solu 
tion in the molten vehicle; (b) subject a mixture 
of the two powdery metals to centrifugal force, 
in a high speed centrifuge, causing the heavier 
tantalum to accumulate at the periphery, the 
columbium, of lighter speci?c gravity, nearer the 
center, for progressive separate removal, with an 
intermediate zone between them wherein sepa 
ration gradually proceeds; or (0) subject the mix 
ture of metals to melting and distillation, in order 
thus to separate away from the mixture the col 
lumbium well above its boiling point of 3700“ 
but well below the boiling point of 4100° but above 
the melting point 2850° of tantalum, the latter 
remaining in molten form while the former is 
condensed at a remote point or receptacle, from 
which it may be ?owed ‘to solidify as ingots or in 
molds. 
Among important factors regarding Ta and Cb 

are that they have various properties in common, 
tending to impede their separate recovery, and 
that they are usually found together in the same 
numerous minerals or ores, notably in tantalite 
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and columbite. Minerals containing tantalates 
and columbates must be analyzed for the pres 
ence of other compounds, constituting impurities, 
such ‘as silicates, titanates and fluorides of Li, 
Na, K, Ca, Sn, Pb, Bi, U, Mn, Fe and other metals. 
Such impurities are preferably removed by re 
?ning the concentrate but could in some cases be . 

left until after'reduction. ' i It is a common rule in metallurgy to reduce 

metal oxides in the purest state at the lowest 
possible temperature and also at the cheapest 
price, if the metals thereby obtained are to en- 
joy general application. I, ,1 

It is with this object in View that applicant 
discards the methods today in use and relies 
speci?cally -on the use of the hydridesand sili 
cides. ~ 

Of the four kinds of hydrides known, only two 

.10. 

The reaction starts at 675°, when calcium hy~ 
dride begins to decompose, yielding: 

This reaction is adapted to be brought well 
under control if the process, instead of being run 
in batch, is to be run in a continuous manner in 
a suitable electric. furnace. subjecting the TaI-I 
to yet higher temperatures, as 1850°i, reduces 
the metal. 
Obviously, calcium hydride, well mixed with 

aluminium ‘and tantalum pentoxide powdered, can 
also beus‘ed, -mounting in temperature, so that 
the reaction takes place beyond the temperature 
of 18592 when hydrogen no longer forms tan 
talum hydride and no free hydrogen is retained 

7' by the metal: 

are of importance in the present case, namely, vthe ' ‘ 
saline hydrides and the hydrogen compounds of 
the alloyv type, the former having preference. 
‘The saline compounds including'those »of the 

so-called light metals-are useful as reagents. All 
of them- can be considered, as derivatives of a hy 
potheti-c' ‘acid, called v'hydrohydric acid, in 
which one atom of ‘hydrogen is replaced by-the 
light metal, whereas-the second atom acts as a 
metalloid. Experience 1has shown that in this 
case hyd-rides on- splitting up ivdischarge atomic 
hydrogen, which, as known, is tar ‘more reactive 
than molecular hydrogen, ‘but has ‘a very short 
life, since due to-its low atomic weight it rapidly 
diffuses, being adsorbed-by the ‘walls of the appa 
ratus, andait ' combines ‘to ‘form molecular ‘ hydro 
gen. However, du-ring its very short period ofv 

. existence, atomic hydrogen can-be-‘used as an out 
standing .‘reducing agent. vIt is'this very vquality 
which is made use of in'the present'invention, 
wherein for practical reasons-calcium ‘hydride, 
CaH2,--is preferred to‘the hydrides ‘of~1ithium,»so— 
dium and barium,~or .others that are operative 
but inferior. ‘ l ‘ 

V~Froma practical point *of'view'it is preferable 
towork< the present process with exothermicre». 
actions. » -- > 

' At the start the new-processlwas worked as a 
batch process, usingcrucibles as in the well estab 
lisl'iedGoldschmidt-method. 1 ~ 

The direct action of‘ the light metals-on tan~ 
talum-‘pentoxide, more particularly aluminium, 
has been known‘ since vvon Bolton proposed this‘ 
reduction, by taking this metal in excess and 
thereupon removing this excess in vacuo ‘by-the 
electric 'arc : . . , , 

The reaction was carried ‘out in a refractory 
crucible suitable to stand the heatwhich (mounts 
rapidly, the A-l-givinghighly exothermic-action. 
Thereby tantalum pentoxide (M. 3931470") is'de 
composed-?ne metal being formed, (My-P. .2850") 
and alumina (-M. P. 2050") , which star-ts volatiliz 
ing at _225G°.~A similar reaction, but with less 
evolution of heat-‘takes place-if 'powdered-magl-v 
nesiumis applied: - ‘ 

, Ta2o5+5Mg=2Ta+5Mgo+23cn ca1, 
'Nowiit-has been -ascer-tained~by applicant that 

calcium hydride (Which-decomposes-.as 675°‘) in 
powder form well mixed with tantalum pentox 
ide, alsore'd-uces the oxide, whereby owing to a 
comparatively lower temperature prevailing, 
tantalum hydride isformed and themetalis satu~ 
rated with hydrogen (at 675° tantalum?will be 
charged with 19.8 mg. .hydrogenlp . 
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. :It is'noteworthy that-only one ?fth of the light 
metal zis; used in this'case for the reduction, as 
compared with theBol-t'on reaction. 
1A similar reactionbut ata lower temperaiure 

in ,whichmagnesium is added to calciumhydride 
as reducingagentis as follows: 

I Inthis reaction magnesium can, be replaced by 
calcium asreducingagent, also working at low 
temperature; thus: .. 1 

Another modi?cation can be admitted, by in 
troducing air into the reaction, thus increasing 
the temperature; thus: , ' 

".A good result ‘follows by increasingv‘the amountv 
of magnesium as reducing agent; thus: 

_When decreasing by one fourth the quantity of 
magnesium, and mounting in temperature, so as ‘ 
to pass beyond the tantalum hydride stage, the 
following occurs‘: " " ' ‘ 

I “TazO5+CaHZ+SMg=2Ta-I~ 
~~CaO+3MgO+H2O+ 1 13.3 Cal. 

‘It has beenthus shown, how calcium hydride,’ 
alone or accompanied‘by. powdered light metal, 
can reduce tantalum pentox‘idef ’ 

Itisffound that the light 'metalih'ydri'de can be 
replaced with a“ suitable silicide; thereby tan 
talum is obtained as'tan'talum silic'ide. Y'I‘h'e use 
of the'calcium hydride, or equivalent hydr'ides or 
silicides, is believed‘to‘ constitute a novel step in 
the industrial re?ning of tantalum and/or colum 
bium; but foripracticalgpurposes silicides are gen 
erally inferior to hydrides, while borides are more 
so and of low industrial value; and the calcium 
hydride is the most des'irable'and re?ective _for 
practical economic reasons‘ although certain mix 
tures possess advantages such as a combination 
of: calcium vhydride with ‘calcium silicide. 
Calcium‘ silicide (M. P. I020“) Wéll mixed with 

powdered tantalum pentoxide, in a ' current of 
air, heated in a crucible 
reacts ‘as ‘follows: 

‘under its ‘melting point,‘ 
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Silicide, of the formula MgSiz 
P. 120,0?) acts similarly: . 

{tantalum silicide thereby obtained has a very 
,rnel-ting point; but on heating beyond 3300‘0 

it disintegnates, whereby silicon is distilled off, 
and a very pure tantalum remains behind. 

vThe same reaction can be slightly modi?ed, if 
conducted as follows: 

It, however, the ordinary magnesium silicide, 
Mgz‘Si with M. P. of 1102°, is taken, which has 
pieued to be of great value for the obtention of 
thesilicanes, the reaction goes differently as will 
be seen later below. 

. ,The combining of calcium silicide and calcium 
hydride in a current of air, has been very suc 
cessful. thus: 

The. same ingredients can be taken also as fol 
lowsthe reaction becoming more exothermic: 

important improvement was arrived at 
when tantalum pentoxide was mixed with pow 
dered aluminium silicide (M. P. 843°) in a current 
of air, namely: 

A’still greater calori?c eiiect was achieved by 
adding to this reaction calcium hydride: 

As the. result of this reaction are obtained cal 
cium aluminate (M. P. 1600°) and the hydrated 
silico-ajluminate Al2O3-2SiOz-2HzO, which, on ac 
count of being hydrated, has a considerably lower‘ 
melting point. I 

vin general the reactions cited for the tantalum 
compounds pass in a similar manner for the cor 
responding columbium derivatives. The general 
di?erence is that the densities of the latter are 
lower, also. the melting and boiling points, and the 
heats of formation, 
The thermal balance in all above cited reactions 

is‘higher for the columbium compounds, with the 
exception of the silicides, wherewith the total heat 
balance is- in favor of the tantalum compounds 
due to the fact that the heat of formation of tan 
talum silicide is 390 Calories, whereas with colum 
bhnn ,silicide it is only 348 Calories. 
To throw further light on the nature of Ta and 

Cb certain further general considerations should 
be kept in mind for a full understanding of the 
invention. It‘ has already been pointed out, that 
of all minerals containing tantalum and colum 
bium, tantalites and columbites attract foremost 
attention for industrial purposes. 

In. this respect the table prepared by H. V. Ells 
worth gives a useful picture concerning the rela 
tion of density to the composition in tantalite 
cglumbite, in which even the most important im 
purities (titanium, iron, manganese, tin, etc.) are 
well, accounted for. The knowledge provided by 
said, table greatly ‘facilitates the work with the 

is 
.. 

concentrates, when passing .over to the re?ning 
of these concentrates. 
The powdered concentrate well mixed with 

some pure carbon and heated to a temperature 
5. well under 300° then cooled, permits the removal 
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by‘ magnetic means of the iron and the titanium, 
which may constitute a preliminary re?ning step. 
Any tin, if present, is ‘in form of tin oxide (cas 

siterite) which is best removed by-heating the 
powder with any of the light metals, as alumi 
nium, whereby the’ reaction goes thus: 

The molten tin is easily removed from the main 
body of the concentrate. 
Manganese i_s solubilized by adding any suitable 

oxidizing agent, and then leached away. 
“It must be borne in mind, that the pentoxides 

of columbium and tantalum, whilst these metals 
belong to the same group of the periodic system 
as‘ vanadium, do not as a rule tend to form com 
plex compounds with other acids; however, both 
above pentoxi'des form compounds with oxalic 
acid; therefore vanadic oxide stands nearer to 
molybdic and tungstic oxides of the neighboring 
sixth group; But on the other hand columbic 
pentoxide, like vanadic (V205), molybdic (M003) 
and tungstic (W03) oxides, can be fully volati 
lized by energetic heating in concentrated hy 
drochloric acid‘ (D, 1.19), a reaction which the 
corresponding tantalum pentoxide does not give. 
The latter oxide, contrary to the niobic oxide, 
does not become of a crystalline structure on 
energetic ignition; and it also can not be re 
crystallized ,from fused anhydrous borax. Thus 
the way is indicated to eliminate the Cb by a re 
?ning step before reduction of the Ta. 
There is, however, one important point im 

common for columbic, tantalic and tungstic 
oxides-they are not, like vanadic pentoxide, 
strong oxidizing agents. 
A point in common for the pentoxides of 

columbium and those of tantalum, is that they do 
not form acid‘ salts, so that without the inter 
vention of an alkali base not even any salt is 
obtainable. When heating to redness individ 
ually the two pentoxides, a white amorphous in 
soluble power is obtained, soluble only thereafter 
in hydro?uoric acid. The color of columbium 
pentoxide turns yellow; which does not take 
place, under similar treatment, with tantalum 
pentoxide. 

Referring in further detail to the separation 
of Ta and Cb from each other, it has already 
been mentioned that concentrates as such, with 
out the complete removal of all included impuri 
ties, can undergo a direct reduction by hydrides 
of light metals, their silicides, or borides, or mix 
tures of them. 
But in view of the fact that, particularly in the 

cases when silicides (or borides) are used, 
troubles can develope if iron, titanium or man 
ganese are present, as they give compounds like 
iron silicide, manganese silicide etc.; therefore it 
is highly recommended to re?ne out and remove 
all‘ impurities, leaving for further treatment and 
reduction only the pentoxides of columbium and 
tantalum, or mixtures of the two. 
In the case of mixtures of Ta and Cb pentoxides 

the three following alternative separating treat 
ments are available. 

(1) Once the impurities are removed, it is 
feasible to talge the powdered mixture of the 
two pentoxides and introduce it gradually, in, 
‘small portions, into a bath of molten anhydrous ,_ 
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‘em-ax (M. P. 741°), e. gvat about 800°,afterihav 
ing removed from this borax all possible impuri-s 
ties by pre-treatment with‘ alcohol, which does 
not dissolve borax. This anhydrous pure borax 
is'stable up to a temperature of far beyond 1200". 
But such a temperature is not needed at'all; 
in fact, a temperature higher than ?fty to sixty 
degrees above the melting point of pure anhy 
drousborax would develop a tendency to dissolve 
also ‘thetantalum pentoxide; which latter is to 
be separated by this operation as good as quanti 
tatively,.whereupon_the separated tantalum pen 
toxide ‘is reduced‘ by itself. The columbium 
pentoxide, dispersed or dissolved in the pure 
molten borax, (while the Ta compound precipi 
tates) shows a tendency to deposit on later cool 
ing. Any part of it, retained in the borax, can 
easily be separated by adding water (The tetra 
borate of sodium at 40° dissolves 8.79 parts in 
100 cc. distilled water) . 
_(2) The pentoxides of tantalum and colum 
bium in the various minerals, being acidic com 
pounds, are combined with other oxides, such as 
those of iron, manganese, titanium, yttrium, 
cerium, calcium, uranium, antimony, lead, er 
bium, thorium, zirconium etc. They are, in 
other words, not combined with each other. 
Therefore, if the reduction at a reasonably low 
temperature, by any of the individual or mixed 
reducing agents, is carried out with care, that 
is to say considerably lower than at the melting 
point of columbic oxide (M. P. 1520"), which is 
practically always the case, the metals or their 
derivatives (silicides, borides etc.) are obtained 
individually. As there exists a very considerable 
difference in the melting points of these two 
metals (Ta 2850° and Cb 1950") but, more im 
portantly, as their speci?c gravities are also so 
different, (Ta 16.6; Cb 3.55) tantalum having 
about twice the density of columbium, it has 
been found possible to separate these two metals, 
obtained by reduction in a very ?ne state of sub 
division, after separating them in the usual man 
ner from the slag formed, containing alkali earth 
metal oxides, alumina, silica and the like, by 
applying a powerful centrifugal action which 
causes the Ta to move apart from the columbium. 
Very reliable separation can thus be obtained. 
rlfhe part of the mixed metals, which fails to 
show a satisfactory separation, is repeatedly 
submitted to the centrifugal action. It is ob 
vious that in the ?rst place the concentrates at 
the very start must be brought to the required 
degree of ?neness. It should be said that al 
though the speci?c gravities of the two pent 
oxides (Tazoa; D, 8.74 and CbzOs; D, 4.47, that 
is to say a ratio of 1.95:1), are very different, 
their separation as such gives an inferior result 
compared with the separation of the metals. 

(3) In the above description as to how the 
various ways to reduce the concentrates (from 
which impurities are preferably removed before 
the‘ final reduction) may be carried out, it has 
been seen that two types of operations are pos 
sible: (a) batch operations, as in refractory cru 
cibles, as used in the Goldschmidt process, or in 
any crucible steel furnace, or (b) a continuous 
operation, e. g. in such a furnace as the Gardner 
arc-resistance furnace for high temperatures 
(see U. S. Patents No. Re. 22,274 and No. 
2,353,614); adapted for the distilling off of col 
umbium (B. P. 3700"), if so desired. 

It is important to mention also another ad 
vantage of continuous operation, quite apart 
from economy in ¢a10ries,-namely; it is possible 
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3 
to" work in a suitable r-gaseous atmospheraV by 
passing through the system an inert gas',<such 
as argon, helium, or the like; or by passingv hy 
drogen, or natural gas; or, if desired, by working 
in vacuo. The application of high temperature 
has proved also very favorable for the decom 
positionof the two silicides formed, whereby the 
columbium silicide’ decomposes at just above 
2600° and'the tantalum silicide at over 3300°.> ‘As 
pure columbium melts ?rst, at 1950“, its removal 
becomes a simple matter and can be carried out 
continuously. ~ - . 

Operations may be further simpli?ed with ad 
vantage if the reduction of the pure oxides of 
tantalum and columbium is effected by the hy 
dride method, with or without the addition of 
further reducing agents such as powdered light, 
metals; and, if carried out in a continuous man-'’' 
ner, in the presence of an inert gas, or in‘ an 
atmosphere of hydrogen, hydrocarbons, such ‘as 
in natural gas, carbon dioxide, or evenin vacuo. 
In the case of the hydrides, the passage of car- 
bon dioxide proves to be very useful, since at at 
mospheric pressure (according to W. Nernst andv 
von Wartenberg, Zeitschr. f. , physikal, Chemie 
1906, vol. 56,1). 548) at 1600°, only 0.1% is de 
composed; and even‘ at 2500", only 15.8% of the 
carbon dioxide is broken up. At a pressure lower 
than atmospheric, the dissociation is obviously 
greater, owing to the increase in volume. 
At the temperature'worked at, and in'absence 

of rapid cooling,- there is no danger that the re-v 

which is endothermic if it goes from left to 
right, can take place, At the lower temperature, 
no danger of formation of carbide of tantalum 
(TaC‘) or of columbium (CbC), is to be feared,‘ 
especially in view of the discharge of atomic hy 
drogen, when they hydrides are used, of which 
calcium hydride, with its breaking up tempera 
ture beyond 675°, has been found the most suit 
able, although lithium hydride and barium hy 
dride‘can also be applied. ' ' 
"An important point is that the solubility of 

hydrogen in tantalum at 1850“ is zero; and is 
zerozat a still lower temperature in'the‘case of 
columbium,‘ which even has the tendency to 
ignite, if precautionary measures, as the choice 
of a'suitable gaseous medium, are not taken up. 
It is obvious, that also high-frequency furnaces,‘ 
adapted specially for the present purpose,’ can be 
used, taking advantage of modern velectronic 
heating, or any other suitabletype of- furnace. A 
type of modern‘heating advantageous for this 
invention is electrical induction heating, espe-' 
cially when the heated mixture contains powdery 
Al,- Mg or Ca, these combined factors per se im 
proving the process and its efficiency, even apart‘ 
from the inclusion of the Cal-I2 or equivalent 
agent mentioned. , 

A method, with several variations, ‘has thus 
been disclosed, adapted to reduce the columbium 

' and tantalum oxides, from which, in the concen 
trateiform, are first preferably freed of all im--' 
purities contained in the tantalum-columbium 
minerals, with such reducing agents, as hydrides, 
silicides, borides, with or without powdered light 
metals, whereby'the operations can be carried out 
in batch form in ‘suitable refractory crucibles, or‘ 
as a continuous operation in high temperature 
furnaces; in the latter case it is recommendable 
to carry out the process in a current of an inert 
gas, sucnas-h'eliilm. argon, neon and the‘ like, or ' 
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pass acurrent‘of hydrogen, naturalgas, carbon 
dioxide or‘ the like, or even working’ underv re 
duced pressure or in vacuo. 

It‘is obvious, that the more costly gases can be 
recovered'and reused. 
The presence in the mineral of a fluoride in 

no manner impedes the re?ning or reduction; on 
:the contrary, the presence‘ of ‘a small proportion 
of a fluoride is favorable. ‘Hydrated minerals__ 
undergo the same treatment. 

It has furthermore been found advisable to 
dissolve out preliminarily the‘ columbium. pen 
‘toxide in anhydrous sodium.tetraboratefwhich 
latter, if the operation temperature is not pushed 
too high, remains indifferent to the.,tantalum' 
pentoxide, thus separating the‘ two compounds by 
the differential action of this vehicle. The most 
suitable temperature was found to be about or 
under 800°, to achieve the above results. ,, 

' ‘An important point empirically established is, 
that if the reduced metal is of suitable ?neness, 
of a few hundred mesh, then the tantalum can 
be separated from columbium, in dry or wet state, 
by applying centrifugal‘ power. The‘ purity of 
the re?ned metals may be of the order of 99.998%, 
‘as, an average; but even a ‘100% purity may be 
expected under special conditions; so any after 
re?ning is unnecessary. , I . , > 

It can be stated with certainty, that tantalum 
“of the purity obtained, and this is correct for 
columbium as well, can be used to advantage in 
every industry whereinthese metals have‘ found 
a suitable practicalapplication. ' 
' What is claimed is: ‘ _ l 1 . ‘ l . 

1. In a process for producing a metal of ~the 
metal group consisting of tantalum, columbium 
and mixtures thereof, from ore concentrate ma 
terials containing the same, the process stage 
comprising the treatment of the pentoxide of 
said group metal by reacting the same at an 
elevated reaction temperature in powdery form 
in admixture with a powdery converting agent 
selected from the group consisting of Al silicide, 
Ca silicide, Mg silicide, Li silicide and Ba silicide, 
together with an addition of an agent selected 
from the group consisting of Ca hydride, Li 
hydride and Ba hydride; the mixture being 
heated to a temperature whereat the converting 
agent dissociates, releasing its non-metal con 
stituent to combine chemically with the group 
metal of the pentoxide; whereby after isolating 
such chemical compound so formed it may readily 
be reduced to the metal of said ?rst mentioned 
group in a highly pure state. 

2. In a process for producing a metal of the 
metal group consisting of tantalum, columbium 
and mixtures thereof, from ore concentrate ma 
terial containing the same, the process stage 
comprising the treatment of the pentoxide of 
said group metal by reacting the same at an 
elevated temperature in powdery form in admix 
ture with a powdery converting agent selected 
from the group consisting of lithium silicide, 
magnesium silicide, calcium silicide, barium sili 
cide and aluminum silicide, along with a portion 
of a saline hydride agent selected from the group 
consisting of Ca hydride, Li hydride and Ba hy 
dride acting to lower the reduction temperature, 

‘ the mixture being heated to a temperature where 
at the converting agent dissociates, releasing its " 
non-metal constituent to combine chemically 
with the metal of the pentoxide to yield the sili 
cide of said metal as a conversion product adapted 
to be thermally reduced to the pure metal by dis 
tilling away its non-metal constituent. 
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3. In a process for producing a metal of the 
metal group consisting of tantalum, columbium 
‘and mixtures thereof, from ore concentrate ma 
terial containing the same, the process stage com 
prising the treatment of the pentoxide ofsaid 

I group metal by reacting the same at an elevated 
reaction temperature in powdery'form, in admix 
ture with a‘ powdery converting‘agent'selected 
from the group consisting of the silicides of Al, 
Ca,‘Mg, Li and "Ba, the mixture being heated to 
a temperature whereat the silicide agent disso~ 
'ciates, releasing its silicon constituent to combine 
chemically with the group metal of the pentoxide 
to yield a conversion product, adapted in a second 
stage, _after isolating ‘such conversion product, to 
be reduced to the‘metal of said ?rst mentioned 
group in a‘ highly pure state. ‘ 

‘ 4. In a process for producing a metal of the 
metal group consisting of tantalum,‘ columbium 
‘and mixtures thereof, from ore concetr‘ate mate 

‘rials' containing the same, the process stage 
comprising the treatment ofv the pentoxide of 
“said group metal by“ heating the same at an 
elevated temperature in powdery form in admix 
ture with a powdery converting agent selected 
from the group ‘consisting of the silicides of Li, 
Mg, Ca, Ba‘ and Al; the mixture being ‘heated 
vto a temperature whereat the converting‘silicide 
agent breaks down and dissociates and thereby 
releases its silicon constituent in highly reac 
tive‘ atomic‘ form promptly to combine chemically 
with the group metal of the pentoxide, to yield 
the‘silicide'of said metal as a conversion product 
adapted to reduction to the said metal'by chem 
ical dissociation under further "elevated‘tem 
perature. 

5. The process as in claim 4, wherein the con 
verting agent is calcium silicide and the reac 
tion temperature is about 1000° C.; and wherein 
after the said converting reaction the silicide 
of the metal of the ?rst mentioned group is 
isolated and thereupon may readily be heated 
further to about 1120“ C. to dissociate the last 
mentioned silicide and yield said metal. 

6. A process for producing the silicide of a 
metal of the group consisting of Ta and Cb and 
mixtures thereof from starting materials con 
taining the pentoxide of a metal of said group 
comprising the treatment of such pentoxide by 
reacting the same in powdery form in admixture 
with a powdery converting agent selected from 
the group consisting of lithium silicide, mag 
nesium silicide, calcium silicide, barium silicide 
and aluminum silicide, at an elevated tempera 
ture, such that the converting agent breaks 
down and thereby releases its silicon constituent 
in a highly reactive form promptly to combine 
chemically with the group metal constituent of 
the pentoxide and thereby to yield the silicide 
of said metal constituent as a conversion com 
pound. 

7. The process according to claim 6 for pro 
ducing both Ta and Cb from a mixture of their 
pentoxides, characterized in that before reduc 
tion the mixed metal pentoxides are separated 
from each other by differential precipitation, 
namely, by dispersing such mixture in powdery 
form in a bath of molten NazBiO-z maintained 
at about 800° C. and allowing the Ta pentoxide 
to precipitate while the Cb pentoxide remains 
dispersed in the hot bath; and separately re 
moving the portions containing the Ta and Cb 
pentoxides respectively. 

8. In a process for producing a metal of the 
metal group consisting of tantalum, columbium 
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and mixtures thereof, from ore concentrate ma 
terials containing the oxide of said group metal, 
the treatment of such metal oxide by reacting 
the same at an elevated reaction temperature in 
powdery form in admixture with a powdery con 
verting agent selected from the group consist 
ing of lithium silicide and magnesium .silicide 
and calcium silicide and barium silicide and 
aluminum silicide, to which is added a small 
amount of a saline hydride, and a powdery .re 
ducing agent selected from the group consisting 
of the light metals magnesium, calcium and 
aluminum; the mixture being heated to a tem 
peraturewhereat the light metal reducing agent 
ignites and combinesrexothermically with part W , 
of the oxygen present, thereby yielding by reduc 
tion the metal of the ?rst mentioned group. 

9. In a ‘process including the stage of treating 
a pentoxide of a metal of the metal .group con 
sisting of tantalum, columbium .and mixtures 
thereof, to produce the silicide of such group 
metal, the step comprising reacting said pen 
.toxide at an elevated reaction temperature in 
powdery form in admixture with a powdery .con 
verti-ng agent selected from the group consist 
ing of aluminum silicide, calcium silicide, mag 
nesium silicide, lithium .silicide and barium sili 
cide, to which silicide. has been added some 
calcium hydride affording an enhanced calori?c 
eifect; the mixture being heated to a. tempera 
ture whereat the silicide converting agent dis-_ 
sociates and releases its silicon constituent to 
combine with the group metal constituent of 
the pentoxide. 

10. The process as in claim 9 and wherein the 
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silicide agent is A14Si3 and the resulting equation 
yields the .silicide of the selected group metal and 
calcium aluminate and hydrated silico-alumi 

, nate. 

DANIEL GARDNER. 
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